To a cooled solution (195 K) of diisopropylamine (0.7 ml, 5 mmol) in dry tetrahydrofuran (THF, 90 ml) under dry nitrogen was added n-butyllithium (5 mmol) dropwise using a syringe. A solution of phthalide (0.670 g, 5 mmol) in dry THF (20 ml) was then added dropwise, using a syringe, to generate the bright yellow phthalide anion. After stirring for 5 min a solution of 6,7-dimethoxy-3,4-dihydroisoquinoline ( 1.03 g, 5 mmol) in dry THF (20 ml) was added dropwise, from a syringe, and the resulting mixture maintained at 195 Κ with stirring for a further 30 min. The solution was allowed to slowly warm to 293 K, diluted with hydrochloric acid (2 M, 120 ml) and extracted with chloroform (4 χ 40 ml). The combined extracts were washed with brine, dried over MgSC>4, filtered and evaporated to dryness. The resultant gum was purified by column chromatography on silica gel using a gradient of hexane in ethyl acetate. The product was isolated in 71 % yield and recrystallised from ethyl acetate as colourless rods, mp 490 Κ-491 Κ.
, Ζ = 4, RpfF) = 0.060, wRretfF 1 ) = 0.183, T= 293 K.
Source of material
To a cooled solution (195 K) of diisopropylamine (0.7 ml, 5 mmol) in dry tetrahydrofuran (THF, 90 ml) under dry nitrogen was added n-butyllithium (5 mmol) dropwise using a syringe. A solution of phthalide (0.670 g, 5 mmol) in dry THF (20 ml) was then added dropwise, using a syringe, to generate the bright yellow phthalide anion. After stirring for 5 min a solution of 6,7-dimethoxy-3,4-dihydroisoquinoline ( 1.03 g, 5 mmol) in dry THF (20 ml) was added dropwise, from a syringe, and the resulting mixture maintained at 195 Κ with stirring for a further 30 min. The solution was allowed to slowly warm to 293 K, diluted with hydrochloric acid (2 M, 120 ml) and extracted with chloroform (4 χ 40 ml). The combined extracts were washed with brine, dried over MgSC>4, filtered and evaporated to dryness. The resultant gum was purified by column chromatography on silica gel using a gradient of hexane in ethyl acetate. The product was isolated in 71 % yield and recrystallised from ethyl acetate as colourless rods, mp 490 Κ-491 Κ.
Experimental details
The Η atoms were placed in their geometrically calculated positions and included in the final refinement in the riding model approximation.
Discussion
The molecules associate in the crystal structure via conventional Η-bonding interactions operating between the hydroxyl and carbonyl groups. Thus, d(013-H-08') = 1.75 Â, d(013-08') = 2.814(4) Â and the angle subtended at H is 171 0 ; symmetry operation i: -l+x, +y, +z. The result of such interactions is the formation of chain running along the crystallographic α-axis. 
